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Experimental
Crystal data & Thal, 1941) . The nature of such sterically hindered and electronically deprived pentabromo-compounds has provided a unique opportunity to examine the reactivity and resulting isolation / purification tendencies associated with these systems.
The ethyl acetate portion of the molecule ( Eriksson et al., 1999; Mrse et al., 2000; Williams et al., 1985) , and the geometries of their Br 5 Ph groups are similar.
Packing of compounds containing Br 5 Ph groups usually involves intermolecular Br···Br contacts, and one such interaction exists in the structure of the title compound, as illustrated in Fig. 2 . The contact is between glide-related molecules, and has Br3···Br5 distance 3.491 (1) Å. The angular disposition of the contact is termed type II by Pedireddi et al. (1994) , having one C-Br···Br angle near linear and the other nearly orthogonal. In this case, the angle about Br5 is 173.4 (2)°, and the angle about Br3 is 106.0 (2)°. Also, both O atoms make intermolecular contacts with Br, O1···Br4(1 + x, 1 -y, 1/2 + z)
Preparation of PBBN (9263-183): (Fig. 3 ) To a 3-neck, 100-ml RBF, fitted with a nitrogen inlet, thermocouple and septum, was charged the starting PBBB (5 g, 8.84 mmol) in DMSO (50 ml). To this slurry was added the sodium cyanide (0.44 g, 8.98 mmol) in one portion at room temperature and the reaction mixture immediately became mint in color. This color quickly dissipated and became brown. The reaction was allowed to heat for one hour, with vigorous stirring, at 80 °C under an inert atmosphere. Upon conclusion, the contents were filtered hot to remove an insoluble material (1.01 g) and the resulting brown filtrate was treated with water to precipitate the PBBN product. The light brown solids (fluffy) were collected via suction filtration. Drying overnight afforded a dark brown solid. Solids were rinsed with IPA and filtered to provide 2.58 g PBBN material (light brown in color and free flowing) upon drying (~57% yield), mp = 178.6 & 179.5 °C. Purity of the supplementary materials sup-2 crude PBBN was found to be ~70% (trimethylbenzene as internal standard) and was used without further purification. The trace unreacted sodium cyanide was destroyed by bleach solution in the aqueous DMSO solution.
Preparation of PBPEA (9263-189): (Fig. 3) To a 3-neck, 100-ml RBF, fitted with a reflux condenser, thermocouple, and nitrogen inlet was charged absolute ethanol (30 g). Concentrated sulfuric acid (30 g) as added slowly as to minimize exotherm. When heating subsided, the starting nitrile, PBBN (1.0 g), was added in one portion. The temperature was set to ~96 °C, and the contents were allowed to reflux for 7 h. After heating for ~15 minutes, the reaction turned dark brown in color with no visible evidence of insoluble PBBN. After 2 h. heating, reflux had stabilized. Gradually, the temperature dropped to ~88 °C. The reactor was cooled, and the contents were poured into ice water. Immediately, a grey-brown solid precipitate was formed and subsequently collected via suction filtration. Air-drying overnight provided 1.65 grams crude material. The solids were slurried in acetone and filtered to collect 0.46 grams (42.2% yield) brown solid on drying. Crude NMR revealed desired ethyl ester as the major component. 
Refinement
H atoms on C were placed in idealized positions with C-H distances 0.98-0.99 Å and thereafter treated as riding. A torsional parameter was refined for the methyl group. U iso for H were assigned as 1.2 times U eq of the attached atoms (1.5 for methyl). The Flack (1983) parameter refined to a value of 0.467 (13), indicating a nearly perfect inversion twin. Friedel pairs were kept separate in the refinement. Figures   Fig. 1 . Ellipsoids at the 50% probability level, with H atoms having arbitrary radius. Geometric parameters (Å, °) 
